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AL}, DSC 27 o] & 204 HoJAT)

FH 1E Axshs W2
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E <A (hygroscopic) el tf.

ok 83.3T Y /A &5 FY o|WlEZ X3tst= DSC T30 98 F712 EAETE. DSC 3o =

mlm
ne
rr
av)
=)
it
ke
%
o
O

¢) ojFstar, nPES 35-55TColAM AxAA FH 119 ofzedets
Z2AA oz YU AE F3E(HEH 3)
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i X-A S H(XRPD") ] 93] B, ofZHUHAE FstEe] Algtst 2AHA Fe(o]$, JE 32
24 AgE)7t Agdd. g8 3& w3k oF 11.2, 11.5, 13.1, 13.5, 13.8, 14.7, 16.2, 17.9, 18.7, 20.3,
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HE) 38 140C - 155Co] 22 HYoA &G o|HEE x3sl= DSC 29 o8 F7t2 EAHT. DSC F7
& T 8o BT},

olxelmelaee] 444 W 38 Axshs WEe
a) OMAE Fo ofreRetiES stdste] FAR §AS AAHE WA
b) #AE §L 0-10CAA B3 vFete] A FYNIE @A
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Q]
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TA A, ofZHUetAE] A Hef 35 Alxshs WS

_\?__
d) A o) NS oftste] F& Aolas I8 A o

e) w& AolAaE AEAA Zed otzddetaEe] A4d FH 33 Adsks SAE FtE 23T
A5 AN, A bl okAlE/=(v/v)e] Bl oF 1/4.5 WA 1/12, °F 1/4 WA 1/10 %= oF 1/8
21 1/109] WHelelk. AN Aol A, obAlE/E(v/v)e] M= oF 5/42.50]tk. LA FA|COlA, obAE/E 9]

H]= oF 1/9¢]t}.

IR ZA A, ©A b)Y LEE -5-15C HY LxoA FaF A5 FAofo A, A b)e =
0-10C W2le] 2%l 3=, ¥ FAdA, &A b)e] 2%+ of 5Colt}.

A5 FAdo A, 7F2 2= 9 20 WX 30T WHelth. AR FAAlA, 7 2EE oF 25T o]t}
A4 ol UHAE F3E(HH 4)

w o= FAdo A, oF 5.4, 7.4, 8.4, 9.8, 12.0, 14.0, 14.9, 16.3, 16.6, 16.9, 17.6, 18.8, 19.6, 20.9,
21.5, 22.3, 22.8, 23.9, 24.4, 25.2, 25.5, 27.2 ¥ 28.8+0.2 & 2-HEH20)oAH HIE 2zt B X-A
34 d=le o8] EAEE, ol UHAE 3159 A F AAA Fe(o]S, Fel 424 AFH)7F AT,
wsk, e 4% oF 5.4, 7.4, 8.4, 9.8, 12.0, 14.0, 14.9, 16.3, 16.6, 16.9, 17.6, 18.8, 19.6, 20.9,
21.5, 22.3, 22.8, 23.9, 24.4, 25.2, 25.5, 27.2 X 28.8 £0.2 & 2-MEH20)dA HIZE = BF X-A
34 g g5 EAET. FH 45 wEAeAE AARoR & 99 RolE Ay 7o B X-4 34 gg
of 93] E4Hrt.

e 4= 4 =%

T )el .qfsﬂ ZAEE 49, 10T o]ate] 2=ellA oF 3.208%9] & &l o3 F
7bE 549 T6A FHo] =

FE] 4= 62.16C 2 104.25CoA HU 2% ¥QAEZ T 79 & o|WIEE ¥3sl= DSC ZFof| 93] F7}
2 EAEY. DSC F42 & 119 RAZIT},

e 4= S50 g8 FUrE EF ", 0%9F 90% RH 7] AlolZH Al Ao HF=(RH) 9 2 A &8 &

W R wZd g3 B F7] SFHDVS) BALS S9th. 10% RHAIA ¢F 3.3%9] Fo] ZA] Z718l Ao=

Uelgton | ol HH 47} 38 EAS Yehdg.  E3, FEE 10% RHoA 90% RHE SRS W AE
J (e}

TFA Freld Wbt figlen, o Adk= JH 47F vEFSEAE Y-S ol ki (E 12 FE).

c) @S sl "Y AolA(filter cake)E A& Tl

d) FE AolAE 0-30TelA MeOH/H0 2-&-&Hell Hrtate] A2 AErAS FAA7]= DA
e) A2 dEelS 0-30TolA 5A3F o] awksh= A o

f) A2 @ENE ofitsto] ofZydetiEe] AAHE JH| 45 d= GAE T3

g GA e)= 0-10ColAM 5ARE o aEnh. AR Ao, wRk @A e)= of 25T

A A A, ofzedetrES] AFA FE 45 Axsts WHAA @A e

f-1) @A )9 A2 dFAE qHste] F& Aolas FAAIE @A B

f-iii) ¥& 7AolaE AFRAA e olzydf2Ee] A4 Py 45 & dAE TR
A Ao, otz LetaES] ARA HEl 45 AZxshs WA @A D

f-i1) F& Aola vaE/E2 AHste dHAE F7t2 2Fsta, G (-iD)E @A f-iii) 7ol ot}
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a-i) @7 )] §9g ofxfaie] ool ARATE WAE AR ST, WA a-i)E WA b) Aol Aot
.
o1F, Wi b ofolg 0-10THA F3 wiFele] Astle YHATE AL Tkt

FA QA &A belA ofME/E(v/v)e HlE oF 1/3 A 1/12, ¢ 1/4 WA 1/109] ¥ w== <k 1/5

R AN, ©A b)Y LEE -5-15C Y] x4 frfSﬂEJE}. AR FA A, S b)Y 2rE
0-10C W9lo] exoA =, AR FA A, @A b)e LEE °F 5C0]

o

Aol @A b)e] et ks A, WA(AE 5o, 7-24 AIRE) awbEnh AR Ao, o
b)o] @erele oF 20 WX 30T 2ER 7FeE i, 7-18 AlZF S9F wuketh, AR FA A, ©@A b)e
Erol e oF 25C9 =2 7h2Har, oF 10-16 A7 F¢t wiHE T

olzguatrE0] nAA P

Iz det~Ee] HAA FeE o3 34 33 ge KRPD dEd s EAHTt. ofzyudtAES HAHA
Py = wek A" oz § 139 Kol XRPD el o3 EA T}

zydg~ES] vAA dele 4 T BX("TGAN) I3 SHEE
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c) NS sl H& AoAE A= @A, 2
AE 20 WA 60T AZXAA HAZ ol ZHLFAEESE d= OAE £33},

A Aol A, GA a)ellA Fui= ofAlE, DNSO, L= o]59 EgEo|tt. AR FAAolA, ofZdels
E o] o}AE i DNMSO(g/mL)9) Wl oF 1/3 WA 1/14, oF 1/4 WA 1/149] Mol AY, BS upgdzsiAs
oF 1/50]t}.

AR Aol A, AEEHE

[}
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It}

=]
=

AR FA oA, T b X 0-25TC WY LxoA Tt AR EA|do)A, @A b)e] L 0-
10C B9 &xoA FaEny, A FA oA, @A b =& o 5To|t}.

AR A G, @A )9 & 0-25TC WYY 2% FHEY, AR FA A, @A )9 2%E 0
10T W9 XA Fdgct.  dF FAdA, @A o) &% 20-25TC ®HH x4 F=hdr. ¢
5B A el A, @A )9 &&= oF 5Tolt}.

AR FA oA, opHE/E EE DMSO/E(v/v)e] HE F 1/7 WA 1/14, <F 1/8 WA 1/129] WY 4 UA
U, g ulgAsiAE oF 1/90)th. g FAdolA], ofME/E i DNSO/E(v/v)el vl oF 2/230|t},

E o2 A A,
a) oHEUEH Fo ofzyuetiE

b) THES YAAA S E d= WAL ¥

it

sl AT AL Gk WA

o) €9l ofdstal, A 1P =S 60-100TolA AxAA vgd oz detrES Algdts dAE
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she, ohzdWetaEs] HAA FuE Axse Pyel AU
obmeuetsEe] MY P Axshe dere] e

2) bz ~ES Urlg AEAels Fo gAA TAT S90S BHSHE WA 2
b) WA )ZRES §os Bo Ase] M4 olzAUBRiES Dt UAS mFI
AR o

7] Arlels Fbm dAes] gla AFEY, ¥ wEe Adshs e ohith

49 EE

X-A 22 3d 8lS ) Cu Kal WAMI(40 kV, 40 md), ©-260 ZF=7(goniometer) 2 10 mm £ A Ge
E-F 2 v olH (monochromator) % LynxEye FE7]15 AF&3}= Bruker AXS D8 Advance 3|ZAAZ 43} t}.
gEAQ0 XRPD HElS 9 =3 st A 3T

29 &b 8 (scanning parameter)?] A4 AbS 03} 7t

= W9 5-40°

L

sV

A Afo]z: 0.02°

>

=

N 4 0.6 sec/TA

A

TGA d®°o]ElZ TA Instrument Q500TGANA FHaAtt. 2z AMES vg FFEHS A W7 Zrhdd =49
(loading)d}al, A&¥ :=(furnace)E ¥4 Ao, S 247 40£5 % 6045 nL/F o2 Ao A4z HA
itk 7t FAE T 2= A AFSEte] 10T /min®] FEER 300TAA FUstES T2yt

AR FA EFEA

DSC "lo]E]Z TA Instrument MDSC Q20094 X &Fch. zZF WIS 7o) W-Fo] Zd Uy o] 2Y5t1,
dgst A TE(60 nl/min) StellA 48 ¢8I, M9 FAHL 30TCAA AlFste 10T /ming] Fs&=2
200CoNA ZUseE L2 sy},
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=
-3

o

[\
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53 Z7] &F(DVS)
AMES DVS AE Wl Wiz, 25T (0% RIDoNA A2 AAho ~EY stol|A AXAFATLE. FE8S 10% RH S Eo=
90% RHZMA] Al=Hlel HApH oz ZRAzion, ol FLE &3 WA} FARE FAZ Azt 52 2
22k dolHE, WA 5% F<F dn/dt 0.004%/minS = H3 A st $R89. 2 gAY FH

Fol
Ao A7 108 2L 360%02 BASAY. FHe FH/DH AolFe Fasgit,

|

(

vl
=

28

9

AAlel 1
oz ES FH 19 A=

(9)-1-(3-NEAN-4-HEAH I )-2-(H e d E D)o eho}T N-Ac-L-Leu 1(37.4 g, 83.8 mmol, > 99.9% ee) %

DCM(374 ml)& &f3ste £F=S NaOH.g(17%, 37 mL)=2 F3AIFT. € 77 & 57747 nb) &

AFE3le] &ull AlolX(solvent chase) A&k, HOAc(112 mL) E 3-ofH Eolu= X e B8 2(18 g,
87.7 mmol, 1.05 B&)E H7IF &, EFES 3A3 &<t 90CoA 7138t &S FAAZT. ofzydt
2E 1 o] 20-30CE ¥ HA AT, i?&% 0-10C=E Y¥ZA71aL, 1217 &<t wRksigity. &
TES ofysle] olZYUHAE FHuEF EiFES 99.94% == E > 99.9% eet A 91% FEE AJY.

AA ¢ 2
olz AR AES FE 19 A=

EF4d(147 mL) 52 (9)-1-(3-AEA|4-v EA Hd)-2-(H D x ) eto}wl N-Ac-L-Leu 1(4.9 g, 11.0 mmol,
> 99.9% ee), 3-O}MEolu|E X EA LB 9 6 g, 11.5 mmol, 1.05 F%F), HOAc(20 mL)S fHdle ==
S 3AZE ESF 0TAA Thdste] whes %Eﬂiiﬂ}. ol el ~E g o] 20-30CE ¥7tE WA Hxst
Ak, EFES 0-10CE FZAA7IAL, A7 soF wdtelgitk. ERE ‘440}"4 3.3%°] N-olAE-L-F4l&
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sl ol T U AE FHEFQ SFES 99.97% % L > 99.9% ee?} T 86% FEE AUt
Ao 3
otz deAEY Fy 119 AF

b LTt AE(5.04 g) F OMHMEYEZ(10 mb) S Frshs EFES 40ToA 7Hdste] w43 8943 GAs
Ptk RS ofdsta, ofdSs 25TE WAAIZ 2AZE Eot wAIZL 5, EelE]E oldtstar, dE Al
AE 2N Eot AR HAste] FH Ee o}iﬂl%‘a} E(4.37 95 AAdscitt. dH B9 ofzedgiES
1117 B9t 2BoA 150 torr atell 40CeolA] 7tgste] el 119 olZdUgA~EES  A|Fslgict.
dxzox, PJuf B oy bet2ES 17AZF SF QB4 150 torr 3ol 100TeA 7FEate] nj7gd ofxx
AU ~ES AFstlt,

AAd 4
ofzyEG2ES] P 39 A=

olZHILTAE(5 g) U oAE(60 mL)S 24TolA 71dste] AT §AS AT, §HS Aste] o
< AL, NS 0-10TA E(250 mL)oll H7lsich. A= &9 dgAS FAgs%0.  HEr
S A7) kg @7 25CE 7F2A7)a, SR wnkskeltl. HES ol & AolaE Adu. F&
AolAE 1A7F B A 3ol 25CoA AFRAIA o=z det~E e 38 AT,

AAd 5

otz dAES Fy 39 Ax

ol Y LEFAE(20 g) E olHE(R0 mL)& 55Tl 7Fdsle] w23 g8 243G Y. &AS ofystar, oF
20 mL oFAM|E HA(rinse)E AlFsI] ABLS FAPAHT., AL 0-10To A E(850 mL)o| H7Fsksder. A
Hi fdo] NS HAlGtt. Ao ARE oIsle] H& AelAE Ak, dEgdo ywx] FES
H8 Aol A ystar, oF 23CTE 7F2A7]ar, 1AZF B2t dlojAA A = o2 NS FXAAY. I
HAeh S oJsle] 58 AoAE I, &8 Ao)AS AL o] 25TAA HRAA ofZHDet~E Fy 3
S AFsAH.

AA ¢ 6

otz deAE S | 39 A=x

ol T WEFAE(20 g) E olHE(R0 mL)S 55T 7Fdste] w23 g8 245G Y. &ANS ofystar, oF
20 ml ofME HM2E M HII oJds FPAFT. NS o—1ocoﬂH E(850 mL)ell H7Fsilch.  FAg=HE
fdo] dAegNS FAIGTE. AENS 7] Wty 9 25CE 7F2A1 713, 3AI7E &9k ksl dHEr
S AFEte] H& Ao)aE Adv. H& AojaE AHi sl 25ToA HARAA ofZYHEAE e 38 A
T3t

AAE 7

oz A ES | 49 A=x

5 g9 oL HYAE FuEFA & 20 Lo olHES HEI uksrid Hrlssit. A" EFEES &84
7171 &l ¢k 55Tl A mukala, o]o]x ofdlar, ofAE(5 ml, 1 vol, 0-10C)o2 AFUTt. L% oF 0-

10C2 FA3FHA 300 rpme= 0.5A)17F F<F NS AAlg FAS(PPW, 225 mL, 45 vol)ol A]A3]
stk A7k F, EFES 147 Bk 0-10CelA 300 rpno. muksla, Aeel A Al wutelgich. ol

%, EZEES oysta, "E AoAE WEE/E FE-£9(25 nl, v/v = 1/9, 5 voD) o2 AFIHY. H&
AolAE 1NZF Z¢F 9 AFAZ T, 8AIZF BoF ¢F 60ToA FF ARAA 4.03 g9 oz AES] &
H 45 AT

Ao 8

oz 2ES HIAPE FH A=

Ful Be] obzAWElAE(S ) % OPIEUEA0 i) T 22 S0CeIA Hdstel AW 49
sttt §og olasta, olog 25TE WAAAG. 243 B WAL F, LeleE olssa, Be

S
=
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rlr
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AolAE 2AZE &< Az wAsto] FHf Bo of Ui E(4.28 g)5 AT, FH Eo] ofzedEts
b S EoA 150 torr stoll 60T A ARAIA HZH ol D~ EE A|Fs3ATt.
Al 9
oz AES HHd Feo A=

obmeMeAE(T.52 ) L UMY AFAlEUs 1) E EHFel #AT 9 ST, S 376 Lo
ol AAskn, o 0.54¢ S wwkaisle. YA WAL odshikn, AP o 600 nlel B Aok
S8 AolAE A, FE ANAE AEAA WAL okTAULSAE6.81 9F AT

AA4d 10

otz dAES HAHA P AX

ol L} AE(8.4 g) E obAE(40 nL)S 55Tl 7FLE 3k P“f‘a LNS G5, NS ofysia
ok 10 nl oFAE A= AHete oA AT AL 0-10TA

1A1ZE Bk anteldiek. A= &9 dygAS FAsIT. aﬂ_%ﬁa ogste] HF& AolAE LTt
Jo] 5 22A7F B¢ QB A o] 40ToNA AXRAIZ T, 19417 EoF S B A AL slo 60T

2 oy
o
)

2AA W44 AR sES ATt

A%e wHe olsle BaAS s dA L 24 o AE A NEHAAAT, FA4E FrHE PT
Mol Wel el 54 w7 @ £ A4 B 5 AeS odd otk wd, wilo] AT Aze] Au
e 77 @a Bdle] AMAen An dew Tau: A% FUd AEw 1 AV gu Beow
ALY, B FAF Eelo AFH An FA go] B e A5, B Felo] 48 Holn
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